Hz, H-6ٞ) indicated the existence of two rhamnose moieties. It was further confirmed by the acid hydrolysis and HPLC analysis according to the method of Tanaka et al. 13) The absolute configuration of the sugars was determined to be the L configuration. The methoxy group at d 3.85 was attached at the C-4Ј (d 160.5) due to the characteristic heteronuclear multiple bond connectivity (HMBC) correlation. The aromatic carbon signals at d 158.8, 98.5 and 103.7 were assigned to C-5, C-6 and C-10, due to their HMBC correlations with the hydroxy group at d 12.58 (OH-5) (Fig. 2) . Therefore, the carbon signals at d 162.6 and 105.9 were then assigned to C-7 and C-8 according to their HMBC correlations with H-6 (d 6.28). The prenyl group was located at C-8, which was supported by the HMBC correlation between H-11 (d 3.33, 2H, m) and C-8 (d 105.9). Moreover, one rhamnose moiety was located at C-3 of the aglycone according to the HMBC correlation of H-1Љ/C-3 (d 134.2). And the other rhamnose moiety was located at C-2Љ of the inner one due to the HMBC correlations of H-1ٞ/C-2Љ (d 75.6) and H-2Љ (d 4.10, 1H, m)/C-1ٞ (d 101.6). Thus, the structure of 1 was deduced as 4Ј-methoxyl- 13) The aromatic methylene carbon signal at d 99.5 was assigned to C-6, due to its HMBC correlation with the hydroxy group at d 12.48 (OH-5). Therefore, the carbon signals at d 158.9 and 106.2 were then assigned to C-7 and C-8 according to their HMBC correlations with H-6 (d 6.10).The location of the prenyl group at the C-8 (d 106.2) position was supported by the chemical shift value of C-6 (d 99.5) in the 13 C-NMR spectrum. 13) The glucose moiety was located at C-7 of the aglycone due to the rotating frame Overhauser effect spectroscopy (ROESY) correlation of H-6 (d 6.63)/H-1ЉЉ. Thus, the structure of 5 was identified as 4Ј,
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Compound 6 (Fig. 2) . Therefore, compound 6 was elucidated as 4Ј-methoxyl-5-hydroxyl-8-
Compound 
Experimental
General Procedure UV spectra were recorded on a JASCO V-550 UV/Vis spectrometer. IR spectra were obtained using a JASCO FT/IR-480 plus spectrometer. ESI-MS spectra were recorded on a Finnigan LCQ Advantage MAX mass spectrometer. HR-ESI-MS spectra were acquired using Thermo-fishier LTQ Orbitrap XL mass spectrometer. 1D-and 2D-NMR spectra were measured with a Bruker AV-400 spectrometer. Open column chromatography was performed using silica gel (200-300 mesh, Qingdao Haiyang Chemical Group Corp., Qingdao, China), ODS (50 mm, YMC, Japan), HW-40 (Tosoh, Japan) and Sephadex LH-20 (Pharmacia). Thin layer chromatography (TLC) was performed using percolated silica gel plates (silica gel GF 254 , 1 mm, Yantai). An agilent series 1200 HPLC instrument equipped with a quaternary pump, a multiple wavelength detector, an auto sampler and a column compartment was used.
Plant Material The plant was supplied by Guizhou Tongjitang Pharmaceutical Co., Ltd., Guiyang, China, and identified by Professor Guang-Xiong Acid Hydrolysis and HPLC Analysis The absolute configuration of the sugar moieties in the structures were determined by the method of Tanaka et al. 13) Compound 1 (2 mg) was hydrolyzed with 2 M HCl for 2 h at 90°C. The mixture was evaporated to dryness under a vacuum, and then the residue was dissolved in H 2 O and extracted with CHCl 3 . The aqueous layer was collected. After drying in vacuo, the residue was dissolved in pyridine (1 ml) containing L-cysteine methyl ester (1 mg) (Sigma, U.S.A.) and heated at 60°C for 1 h. Then, o-tolyl isothiocyanate (5 ml) (Alfa Aesar, U.K.) was added to the mixture, which was heated at 60°C for 1 h. The reaction mixture was directly analyzed by reversed-phase HPLC. Analytical HPLC was performed on a Cosmosil 5C 18 -MS-II column (250ϫ4.6 mm i.d., 5 mm, Nacalai Tesque Inc., Japan) at 35°C with isocratic elution of 25% CH 3 CN containing 0.1% formic acid for 40 min and subsequent washing of the column with 90% CH 3 CN at a flow rate 0.8 ml/min. Peaks were detected by a UV detector at 250 nm. One peak of the derivatives of 1 was obversed at t 1, 3, 5-7 (in DMSO-d 6 ) Tables 1, 2 
